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Validation of a Method for the Determination of Acetonitrile in Human Exhalate Using Thermal Desorption GONPD 


Sample 

Identification 

Replicate 

Concentration 

(|tg/mL) 

Concentration 

Added 
• (m&'ojL) 

Percent 

Recovery 

(%) 

Mean 

(%> 

Standard 

Deviation 

(%t 

Relative 

Standard 

Deviation 

(%) 

Reference 

Page(s) 

Medium QC 30.0pg/mL 

1 

28.1 

30.0 

93.7 

97.2 

3.51 

3 61 

V6 


2 

28.4 

30.0 

94.7 





High QC 60.0pg/m[. 

1 

60.5 

60.0 

101 






2 

59.5 

60.0 

99.2 






Standards 









0.200pg/mL 6-0432-1G 

1 

0.201 

0.200 

101 

100 

7.9 

7.90 

V6 

0.200pg/ml, 6-0432-1G 

2 

0.213 

0.200 

107 





I.OOpg/mL 6-0432-1F 

2 

1.13 

1.00 

113 





5.00pg/ml. 6-0432-IE 

1 

4.67 

5.00 

93.4 





20.0pg/mL 6-0432-ID 

1 

17.9 

20.0 

89.5 





20.0pg/ml. 6-0432-ID 

2 

18.0 

20.0 

90.0 





50,0 ( ig/mL 6-0432-1C 

1 

52.7 

50.0 

105 





SO.OpgAnL 6-0432-1B 

1 

80.8 

80.0 

101 





100>ig/mL 6-0432-1A 

1 

101 

100 

101 
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Sample 

Identification 

Replicate 

Concentration 

(gg/mL) 

Concentration 

Added 

(pg/mL) 

Percent 

Recovery 

(%) 

Mean 

(%) 

Standard 

Deviation 

(%) 

Relative 

Standard 

Deviation 

(%) 

Reference 

Page(s) 

TowQC 15.0pg/mL 

1 

14.0 

15.0 

93.3 

104 

6.90 

6.63 

V7 


2 

14.6 

15.0 

97.3 





Medium QC 30.0pg/mL 

1 

32.2 

30.0 

107 






2 

33.2 

30.0 

Ill 





High QC 60.0pg/mL 

1 

65.2 

60.0 

109 






2 

62.3 

60.0 

104 






Standards 









0.200pg/mL 6-0432-1G 

I 

0.202 

0.200 

101 

100 

9.1 

9.10 

V7 

0.200pg/mL 6-0432-1G 

2 

0.166 

0.200 

83.0 





l.OOpg/mL 6-0432-IF 

2 

1.10 

1.00 

110 





5.00gg/mL 6-0432-IE 

1 

5.42 

5.00 

108 





2t).0pg/mL 6-0432-1D 

1 

17.7 

20.0 

88.5 





20.0pg/ml. 6-0432-ID 

2 

21.6 

20.0 

108 





50.0pg/ml, 6-0432-1C 

1 

51.5 

50.0 

103 





80.0pg/mL 6-0432-IB 

1 

78.6 

80.0 

98.3 





lOOpg/ml. 6-0432-1A 

1 

100 

100 

100 
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Concentration 


Sample 

Identification 

Replicate 

Concentration 

(fig/mL) 


LLOQ QC 7-50gg/mL 

1 

5.92 

7.50 


2 

5.43 

7.50 


3 

6.23 

7.50 


4 

6.31 

7.50 


5 

6.11 

7.50 


6 

6.41 

7.50 

Low QC 15.0pg/mL 

1 

14.9 

15.0 


2 

14.4 

15.0 

LowQC 15.0pg/mL(inj) 

1 

13.4 

15.0 


2 

13.5 

15.0 

Low QC 15 Opc/’nil (F/T; 

1 

14.2 

15.0 


2 

15.6 

15.0 


3 

10.4 

15.0 


4 

12.6 

15.0 


5 

13.8 

15 0 


6 

12.1 

15.0 

Low QC 15.0pg/mL(REF) 

1 

17.3 

15.0 


2 

16.7 

15 0 


3 

17.5 

15.0 


4 

14.8 

15.0 


5 

13.8 

15.0 


6 

17.1 

15.0 

Medium QC 30.0pg/mL 

1 

27.4 

30.0 


2 

29.6 

30.0 

High QC 60.0pg/mL 

1 

56.7 

60.0 


2 

58.2 

60 0 


Relative 

Percent Standard Standard 

Recovery Mean Deviation Deviation Reference 

(%) _ (%) (%) (%) Page(s) 


78,9 93.0 12 25 13.2 V8 

72.4 

83.1 

84.1 

81.5 

85.5 

99.3 
96.0 

89.3 
90.0 

94.7 
104 

69.3 
84.0 
92.0 

80.7 
115 
111 
117 

98.7 
92.0 
114 

91.3 

98.7 

94.5 
97.0 


Standards 


0 200pg/mL 6-0432- 1G 

1 

0.184 

0.200 

0.200pg/mL 6-0432-1G 

2 

0.184 

0.200 

l.OOng/mL 6-0432-1F 

1 

1.11 

1.00 

l.OOpg/mL 6-0432-IF 

2 

1.15 

1.00 

5.00pg/mL 6-0432-1E 

1 

4.93 

5.00 

20.0pg/mL 6-0432-1D 

1 

17.9 

20.0 

20.0gg/mL 6-0432-1D 

2 

20.4 

20.0 

50.0gg/mL 6-0432-1C 

1 

496 

50.0 

80.0pg/mL 6-0432-1B 

1 

79.8 

80.0 

lOOgg/mL 6-0432-1A 

1 

102 

100 


92.0 100 8.1 8.10 VS 

92.0 
111 
115 
98.6 
89,5 
102 
99.2 

99.8 
102 
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Concentration 


Sample 

Identification 

Replicate 

Concentration 

fpg/mL) 

Added 

(pg/mL) 

Low QC 15.0pg/mL 

1 

17.7 

15.0 


2 

18.1 

15.0 

Low QC 15.0ug/mL(RT) 

1 

15.4 

15.0 


2 

14.1 

15.0 


3 

15.4 

15.0 


4 

15.7 

15.0 


5 

14.9 

15.0 


6 

16.0 

15 0 

Medium QC SO.Ogg/mL 

1 

34.7 

30.0 


2 

33.3 

30.0 

High QC 60.0pg/mL(mj) 

1 

59.1 

60.0 


2 

57.5 

60.0 

High QC 60.0pg/mL(F/T) 

1 

61.5 

60.0 


2 

63.8 

600 


3 

56.3 

60.0 


4 

62.7 

60.0 


5 

62.8 

60.0 


6 

62 1 

60.0 

High QC 60.0pg/mL 

1 

60.9 

60.0 


2 

62.7 

60.0 

High QC 60.0pg/mL(RT) 

1 

48.1 

60.0 


2 

55.4 

60.0 


3 

52.0 

60.0 


4 

58.2 

60.0 


5 

59.9 

60.0 


6 

62.7 

60.0 


Standards 




0.200gg/mL 6-0432-IG 

2 

0201 

0.200 

l.OOpg/mL 6-0432-1F 

2 

1.10 

1.00 

20.0pg/mL 6-0432-ID 

2 

17.3 

20.0 

50,Opg/mL 6-0432-1C 

1 

51.1 

50.0 

80.0pg/mL 6-0432-1B 

1 

78.9 

80.0 

lOOpg/mL 6-0432-1A 

1 

103 

100 





Relative 


Percent 


Standard 

Standard 


Recovery 

Mean 

Deviation 

Deviation 

Reference 

(%) 

(%) 

(%) 

(%> 

Page(s) 

118 

102 

8.9 

8.73 

V9 


121 

103 

94 

103 

105 
99 3 
107 
116 
111 
98.5 

95.8 

103 

106 

93.8 
105 
105 

104 
102 

105 
80.2 
92.3 

86.7 
97.0 

99.8 
105 


101 100 7.7 7.70 V9 

110 

86.5 

102 

98.6 
103 
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Sample 

Concentration 

Concentration 

Added 

Percent 

Recovery 

Mean 

Standard 

Deviation 

Relative 

Standard 

Deviation 

Reference 

Identification 

Replicate (pg/ml,) 

(pft/mL) 

<%) 

(%) 

(%) 

<%> 

Page(s) 


LowQC 15 0pg/mL 

1 

14.1 

15.0 


2 

13.0 

15.0 


3 

14.0 

15.0 


4 

13.1 

15.0 


5 

14.3 

15.0 


6 

14.7 

15.0 

Medium QC 30.0ng/mL 

1 

21.8 

30.0 


2 

26.1 

30.0 


3 

25.7 

30.0 


4 

25.6 

30.0 


5 

27.7 

30.0 


6 

29.0 

.70.0 

High QC 60.0gg/inL 

1 

51.1 

60.0 


2 

510 

600 


3 

50.0 

60.0 


4 

53.5 

60.0 


5 

56 3 

60.0 


6 

58.7 

60.0 


94 0 894 6.41 7,17 Vll 

86 7 

93.3 

87.3 

95.3 
98.0 

72.7 
87.0 

85.7 

85.3 

92.3 

96.7 

85.2 
85.0 

83.3 
89.2 

93.8 

97.8 


Standards 


Q.200gg/mL 6-0432-1G 

1 

0.18! 

0.200 

5.00ng/mL 6-0432-1E 

1 

5.67 

5.00 

20.0pg/mL 6-0432-ID 

2 

19.1 

20.0 

50.0gg/mL 6-0432-1C 

1 

50.7 

50.0 

8Q.0pg/mL 6-0432-1B 

1 

79.1 

80.0 

lOOpg/mL 6-0432-1A 

1 

100 

100 


90 5 100 7.5 7 52 Vll 

113 
95.5 
101 
98.9 
100 
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Validation of a Method for the Determination of Acetonitrile in Human Exhalatc Using Thermal Desorption GC-NPD 


Sample 

Identification 

Replicate 

Concentration 

(pg/mL) 

Concentration 

Added 

(pg/mL) 

Percent 

Recovery 

(%) 

Mean 

(%) 

Standard 

Deviation 

(%) 

Relative 

Standard 

Deviation 

<%) 

Reference 

Page(s) 

Low QC !5.0gg/mL 

1 

13 8 

15.0 

92.0 

91.0 

5.74 

6.31 

VI2 


2 

13 1 

15.0 

87.3 






3 

14.2 

15.0 

94.7 






4 

13.7 

15.0 

91.3 






5 

14.6 

15.0 

97.3 

14.1 

0.71 

5.04 

low cone 


6 

15.1 

15.0 

101 


0.290 

a 

SEE 

Medium QC 30.0pg/mL 

1 

23.6 

30.0 

78.7 

27.0 

2.21 

8.19 

med cone 


2 

27 1 

30.0 

90 3 


0.902 

a 

SEE 


3 

26.2 

30.0 

87,3 

53.5 

2.72 

5.08 

high cone 


4 

26.5 

30.0 

883 


1.11 

a 

SEE 


5 

30.1 

30.0 

100 






6 

28.5 

30.0 

95.0 





High QC 60.0|ig/mL 

1 

511 

60.0 

85.2 






2 

51.5 

60.0 

85.8 






3 

50.6 

60.0 

84.3 






4 

55.8 

60.0 

93.0 






5 

55.5 

60.0 

92.5 






6 

56.6 

60.0 

94.3 





a SEE - STD Deviation / SQRT (# of determinations). 







SEF.=STANDARD ERROR OF ESTIMATE 









Standards 









0.200pgAnL 6-0432-1G 

1 

0.203 

0.200 

102 

100 

8.6 

8.60 

V12 

0.200pg/mL 6-0432-1G 

2 

0.171 

0.200 

85.5 





5.00pg/mL 6-0432-1E 

1 

5 49 

5.00 

no 





20.0pg/mL 6-0432-ID 

1 

22.4 

20.0 

112 





20.0pg/mL 6-0432-ID 

2 

18.5 

20.0 

92.5 





50.0pg/ml. 6-0432-1C 

1 

50.6 

50.0 

101 





80.0pg'mL 6-0432-1B 

1 

78.4 

80.0 

98.0 





lOOpg/mL 6-0432-1A 

1 

99.7 

100 

99.7 
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Sample 


Percent 

Recovery 

Mean 

Standard 

Deviation 

Relative 

Standard 

Deviation 

Reference 

Identification 

Replicate 

(%) 

(%) 

(%) 

(%) 

Page{s) 


Low QC 15.0pg/mL I 99.3 

2 96.0 

Medium QC 30.0pg/mL 1 91.3 

2 98.7 

High QC 60.0pg/mL 1 94.5 

2 97.0 

Low QC 15.0pg/mL 1 94.0 

2 86.7 

3 93.3 

4 87.3 

5 95.3 

6 98.0 

Medium QC 30.0pg/mL 1 72.7 

2 87.0 

3 85.7 

4 85.3 

5 92.3 

6 96.7 

High QC 60.0pg/mL I 85.2 

2 85.0 

3 83.3 

4 89.2 

5 93.8 

6 97.8 

Low QC 15.0pg/mL I 92.0 

2 87.3 

3 94.7 

4 91.3 

5 97.3 

6 101 

Medium QC 30.0pg/mL 1 78.7 

2 90.3 

3 87.3 

4 88.3 

5 100 

6 95.0 

High QC 60.0pg/mL I 85.2 

2 85.8 

3 84.3 

4 93.0 

5 92.5 

6 94.3 


lnterlntra QC and stdsexh.xls, Inter-assay QC 
10:11 PM 9/20/01 


91.0 6.06 6.66 ACN ATD_7_0 

ACN ATD 9 0 


ACM ATD 10 0 
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Sample 


Percent 

Recovery 

Calculated 

Concentration 

Mean 

Standard 

Deviation 

Relative 

Standard 

Deviation 

Reference 

Identification 

Replicate 

(%> 

(pg/mL)* 

(%) 

(%) 

(%) 

Pagc(s) 


Low QC 15.0pg/mL 

1 

99.3 

14.9 

93.8 

4.51 

4.81 

ACN ATD 7 0 


2 

96.0 

14.4 


1.21 b 


SEE 

Low QC 15.0pg/mL 

1 

94.0 

14.1 




ACN_ATD_9_0 


2 

86.7 

13.0 

14.1 

0,68 

4.82 

conccntration(In pg/mL for M 


3 

93.3 

14.0 


0.182 b 


SEE 


4 

87.3 

13.1 






5 

95.3 

14.3 






6 

98.0 

14.7 





Low QC !5.0pg/mL 

1 

92.0 

13 8 




ACNATDJ00 


2 

87.3 

13.1 






3 

94.7 

14.2 






4 

91.3 

13.7 






5 

97.3 

14.6 






6 

101 

15.2 






a Concentration (gg/mL) = (15.0gg/mL x Percent Recover)') /100. 
S.D. = Standard Deviation 

b SEE = STD Deviation / SQRT (# of determinations). 
SEE=STANDARD ERROR OF ESTIMATE 
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Validation of a Method for the Determination of Acetonitrile in Human Exhalate Using Thermal Desorption GC-NPD 


Sample 


Percent 

Recovery 

Calculated 

Concentration 

Mean 

Standard 

Deviation 

Relative 

Standard 

Deviation 

Reference 

Identification 

Replicate 

(%) 

<Pg/i»L) s 

(%) 

<%) 

(%) 

Pagc<s) 


Medium QC 30.0(ig/tnL 

i 

91.3 

27.4 

89.2 

7.50 

8.41 

ACN ATD 7 0 


2 

98.7 

29.6 


2 00 b 


SEE 

Medium QC 30.0ng/mL 

1 

72.7 

21.8 




ACN ATD 9 0 


2 

87.0 

26.1 

26.8 

2.2S 

8.40 

concentration!In Hg/mL for M 


3 

85.7 

25.7 


0.601 


SEE 


4 

85.3 

25 6 






S 

92.3 

27.7 






6 

96.7 

29.0 





Medium QC 30.0pg/mE 

1 

78 7 

23.6 




ACN_ATD_ 100 


2 

90.3 

27.1 






3 

87.3 

26.2 






4 

*8.3 

26.5 






5 

100 

30.0 






6 

95.0 

28.5 






a Concentration (pg/mL) - (30.0pg/mL x Percent Recovery) / 100. 
S.D. = Standard Deviation 

b SEE — STD Deviation / SQRT (# of determinations). 
SF.E=STANDARD ERROR OP ESTIMATE 
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Validation of a Method for the Determination of Acetonitrile in Human Exhalate Using Thermal Desorption GC-NPD 


Sample 


Percent 

Recovery 

Calculated 

Concentration 

Mean 

Standard 

Deviation 

Relative 

Standard 

Deviation 

Reference 

Identification 

Replicate 

(%) 

(pg/mL) a 

<%) 

<%) 

(%) 

Page(s) 


High QC 60.0pg/mL 

1 

94.5 

56.7 

90.1 

5 15 

5.72 

ACN ATD 7 0 


2 

97.0 

58.2 


138 b 


SEE 

High QC 60.0iigi'niL 

1 

85.2 

51.1 




ACN_ATD_9_0 


2 

85.0 

51.0 

54.0 

3.09 

5.72 

conccntration(In pg/mL for M 


3 

83.3 

50.0 


0.826 b 


SUE 


4 

89.2 

53.5 






5 

93.8 

56.3 






6 

97.8 

58.7 





High QC 60.0pg/mL 

1 

85.2 

51.1 




ACN_ATD_10_0 


2 

85.8 

51.5 






3 

84.3 

50.6 






4 

93.0 

55.8 






5 

92.5 

55.5 






6 

94.3 

56.6 






a Concentration (ug/mL) = (60.0jjg/mL x Percent Recovery) /100. 
S.D. = Standard Deviation 

b SEE = STD Deviation / SQRT (# of determinations). 
SEE-STANDARD ERROR OF ESTIMATE 
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Validation of a Method for ihe Determination of Acetonitrile in Human Exhalate Using Thermal Desorption GC-NPD 


Sample 

Concentration 

Mean 

Standard 

Deviation 

Relative 

Standard 

Deviation 

Reference 

Identification 

Replicate (ng/mL) 

(%) 

(%) 

<%) 

Page(s) 


Standards 


0.200pg/mL 6-0432-1G 

1 

92.0 

0.200pg/mL 6-0432-1G 

2 

92.0 

l.OOfig/ml. 6-0432-1F 

1 

111 

1.00pg/rnL 6-0432-IF 

2 

115 

5.00pg/niL 6-0432-1E 

1 

98.6 

20.0ug/mL 6-0432-ID 

I 

89.5 

20.0Mg/mL 6-0432-1D 

2 

102 

50.0fig/mL 6-0432-1C 

1 

99.2 

RO.Opg/mL 6-0432-1B 

1 

99.8 

lOOpg/mL 6-0432-1A 

1 

102 

0.200pg/mL 6-0432-1G 

1 

90.5 

5.00pg/inL 6-0432-1E 

1 

113 

20.0(ig/mL 6-0432-ID 

2 

95.5 

50.0pg/tnJ. 6-0432-1C 

1 

101 

80.0pg/mL 6-0432-1B 

1 

98.9 

100pg/mL 6-0432-1A 

1 

100 

0.200pg/rnL 6-0432-1G 

1 

102 

0.200|ig/ml. 6-0432-1G 

2 

85.5 

5.00)tg/mL 6-0432-1E 

1 

110 

20.0pg/mL 6-0432-ID 

1 

112 

20.0pg/mL 6-0432-ID 

2 

92.5 

50.0|ig/mL 6-0432-1C 

1 

101 

80-0pg/rn.1. 6-0432-1B 

1 

98.0 

100ng/mL 6-0432-1A 

1 

100 


JO0 7.8 


7.8 ACN AID 7 0 


ACNATDJO 


ACN ATD 10 0 


Analyst:_ 

Interlntra QC and stdsexh.xls. Inter-assay Stds 
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